SI 2
General Experimental Methods. Chemicals and solvents were either purchased and employed directly from commercial suppliers. 1 H NMR spectra were measured on a Bruker 400 MHz NMR spectrometer. 13 C NMR spectra were measured on a Bruker 100 MHz NMR spectrometer. GCMS spectra were measured on a GCMS-QP2010 SE from an electron ionization (EI) source. A VG-70S magnetic sector mass spectrometer was employed to record the high-resolution mass spectra (HRMS). Sample were introduced using direct probe and ionized via electron ionization (EI). TLC was employed to monitor reactions with silica gel 60 F 254 plates. Compounds were isolated via column chromatography using silica gel 60-120 mesh. Well established literature procedures were employed to prepare alkynes 1-9. 1
General procedure for the synthesis of compounds 1a-8a, 1b-8b and 1c-8c.
Method A. To a vial containing 2-alkynyl thioanisole (0.3 mmol) in 3 mL of EtOH was added desired sodium halide (1.5 mmol) and CuSO 4 •5H 2 O (0.15 mmol) with an O 2 balloon. The reaction mixture was allowed to stir for 30 minutes at 70°C. Next, cerium ammonium nitrate (0.03 mmol) was added to the reaction mixture every 30 minutes until a total of 0.18 mmol had been added.
The reaction was allowed to stir for 48 hours. The reaction mixture was then filtered and absorbed in silica gel before purification via column chromatography using hexanes and ethyl acetate as the eluent.
Method B. To a vial containing 2-alkynyl thioanisole (0.3 mmol) in 3 mL of CH 3 CN was added desired sodium halide (1.5 mmol) and CuSO 4 •5H 2 O (0.15 mmol) with an O 2 balloon. The reaction mixture was allowed to stir for 30 minutes at 70°C. Next, cerium ammonium nitrate (0.03 mmol) was added to the reaction mixture every 2 hours until a total of 0.12 mmol had been added. The reaction was allowed to stir overnight. The reaction mixture was then filtered and absorbed in silica gel before purification via column chromatography using hexanes and ethyl acetate as the eluent. 
